METHOD FOR TUNGSTEN AND MOLYBDENUM STEELS    133
WEIGHING OP THE MOLYBDENUM AS LEAD MOLYBDATE.
After weighing as oxide, fuse the latter with 5 grams of sodium carbonate. Dissolve the melt in water. Filter it, washing thoroughly with sodium carbonate water. To the filtrate and washings add 2 or 3 drops of methyl orange. Now titrate the solution until it turns pink with i : i HCL Add i c.c. in excess. Heat the solution to almost boiling. Add 30 c.c. of a filtered saturated solution of lead acetate in this manner: First add 20 c.c. and permit the precipitate to settle somewhat; then pour in the remaining 10 c.c., noting if there seems to be a further formation of the white precipitate. If more forms, add an additional 10 c.c., or 40 c.c. in all. Now add 50 c.c. of a solution of ammonium acetate.* Stir the mixture thoroughly and allow the lead molybdate to settle for two hours. It is filtered, washed with hot water, and ignited at a low red heat until white. It is weighed and the weight multiplied by 0.2616 to reduce the weight to metallic molybdenum. Test the filtrate and washings with 10 c.c. of the lead acetate solution, and note if a further precipitation occurs in the course of an hour or two. This is a satisfactory method, as a check. The ammonium acetate solution is prepared by dissolving 500 grams of the crystals in 1000 c.c. of water.
* Brearley and Ibbotson suggested the use of ammonium acetate at this stage.